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(54) SELECTIVE SEPARATION MEMBRANE 

(57)Abstract: 

PROBLEM TO BE SOLVED: To substantially prevent the elution of a hydrophilic high polymer 
recognized as foreign matters within the living body by specifying the content of the 
hydrophobic high polymer to be extracted by prescribed % of an aqueous ethanol solution into a 
selective separation membrane consisting of the hydrophilic high polymer and a hydrophobic 
high polymer to a prescribed value or below per prescribed area of the liquid to the treated 
contact side membrane of the selective separation membrane. 

SOLUTION: The hydrophilic high polymer to be extracted by the 40% aqueous ethanol solution 
is <10 mg per 1 m2 the area of liquid to be treated contact side membrane of the selective 
separation membrane. The selective separation membrane is adequately usable in applications 
where inconvenience is induced by the elution of the hydrophilic high polymer; for example, 
thickening, refining, etc., of food, beverages and physiologically active materials in addition a 
blood purification. The water to be treated includes food, beverages and physiologically active 
material- containing liquids, etc. If the selective separation membrane is applied to the blood 
purification application to return the water to be treated again to the human body, safety is 
improved and, therefore, the membrane is most effective when the blood or the component of 
the blood is used as the water to be treated. 
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* NOTICES * 

JPO and NCIPI are not responsible for any 
damages caused by the use of this translation. 

1. This document has been translated by computer. So the translation may not reflect the 
original precisely. 

2. **** shows the word which can not be translated. 
3.1n the drawings, any words are not translated. 



CLAIMS 



[Claim(s)] 

[Claim 1] It sets to the selection demarcation membrane which consists of a hydrophobic 
macromolecule and a hydrophilic macromolecule, and is 40%. This hydrophilic macromolecule 
extracted in an ethanol water solution is 2 a processed liquid contact pleural membrane area of 
1m of a selection demarcation membrane. Selection demarcation membrane characterized by 
being 10mg or less of hits. 

[Claim 2] The selection demarcation membrane according to claim 1 whose processed liquid is 
blood. 

[Claim 3] The selection demarcation membrane according to claim 1 or 2 used for the object for 
hemodialysis, the object for hemodialysis filtration, the object for hemofiltration, the object for 
plasma skimming, the object for plasma fractionation, or ascites concentration. 
[Claim 4] The selection demarcation membrane according to claim 1 to 3 whose selection 
demarcation membrane is a hollow fiber. 

[Claim 5] The selection demarcation membrane according to claim 1 to 4 whose hydrophobic 
macromolecule is polysulfone system resin. 

[Claim 6] The selection demarcation membrane according to claim 1 to 5 whose hydrophilic 
giant molecule is a polyvinyl pyrrolidone. 



[Translation done.] 
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DETAILED DESCRIPTION 



[Detailed Description of the Invention] 
[0001] 

[Field of the Invention] In the selection demarcation membrane which consists of a hydrophobic 
macromolecule and a hydrophilic macromolecule, this invention stops the elution of this 
hydrophilic macromolecule, and relates to the selection demarcation membrane whose safety 
improved. Furthermore, when it uses for blood purification at a detail, it is related with the 
selection demarcation membrane containing the hydrophilic macromolecule whose safety 
improved by stopping the elution to the blood of a hydrophilic macromolecule 
[0002] 

[Description of the Prior Art] About a chronic-renal-failure patient's blood art, the living body 
kidney was made into the setmaster and the various improvement techniques in membraneous 
ability and the dialysis approach have been developed. As a film material used for them, natural 
materials, such as a cellulose and a cellulosic, and synthetic macromolecule materials, such as a 
polysulfone system, polymethylmethacrylate, a polyacrylonitrile, and an ethylene-vinylalcohol 
copolymer, are used broadly. In the synthetic macromolecule material, it excels in 
biocompatibility, the polysulfone system resin which may discover the high removal engine 
performance of the uremia matter attracts attention, and Kamiichi of many film for blood 
purification using polysulfone system resin is carried out in recent years. Polysulfone system 
resin is thermoplastic heat-resistant engineer plastics, and application expansion is broadly 
carried out in each industrial field. 

[0003] Polysulfone system resin has comparatively strong hydrophobicity, and when it contacts 
blood, it tends to adsorb plasma protein. For this reason, in case the blood purification film is 
produced, in order to raise compatibility with blood, generally the approach of giving a 
hydrophilic property is used by mixing a polyvinyl pyrrolidone with polysulfone system resin. 
[0004] It is known that critical side effects, such as an anaphylactic shock considered to 
originate at the elution of a polyvinyl pyrrolidone during the hemodialysis therapy using the 
selection demarcation membrane containing a hydrophilic giant molecule, especially a polyvinyl 
pyrrolidone, will occur. Moreover, in Germany, there is regulation that the polyvinyl pyrrolidone 
more than K-18 (weight average molecular weight 10000) cannot be injected intravenously. 
Furthermore, it is reported by by injecting a polyvinyl pyrrolidone intravenously that an 
anaphylaxis symptom is shown (Pilar Maiques Asuero et al. v The Annals of Pharmacotherapy, 
pp30, January, Vol.30, 1996). That is, the polyvinyl pyrrolidone generally used has a problem in 
safety as a hydrophilization agent of the polysulfone system resin film, and in case it uses for a 
blood purification application, it is necessary to stop the elution of the polyvinyl pyrrolidone to 
blood as much as possible. 

[0005] In order to stop the elution of a polyvinyl pyrrolidone, the approach of the former many is 
proposed. For example, the method of stopping the elution of a polyvinyl pyrrolidone by 
constructing for it a bridge and insolubilizing a polyvinyl pyrrolidone is indicated by performing 
heat treatment or radiation processing for the polysulfone system hollow fiber containing a 
polyvinyl pyrrolidone to JP,1 0-2301 48.A. Moreover, the method of stopping the elution of a 
polyvinyl pyrrolidone is indicated by JP,10-243999,A by making thickness of a selection 
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detached core suitable. However, although such technique is effective to the elution volume 
control to water or hot water, it is inadequate for elution volume control to 40% ethanol water 
solution used as the index of the elution volume to blood or plasma so that it may mention later. 
Also in the permeable membrane actually said to have controlled the elution volume of a 
polyvinyl pyrrolidone, the present condition is having not solved the problem over the safety of 
the selection demarcation membrane which there is a report of anaphylactic shock generating 
(for example, Nakayama et al., 0-439, the collection of the 43rd Japanese Society for Dialysis 
Therapy drafts, pp620, and 1998), and still contains a polyvinyl pyrrolidone. 
[0006] 

[Problem(s) to be Solved by the Invention] This invention aims at offering the selection 
demarcation membrane in which the hydrophilic macromolecule recognized to be a foreign 
matter in in the living body for the purpose of solving the above-mentioned technical problem 
cannot be eluted easily. 
[0007] 

[Means for Solving the Problem] These researchers reached this invention, as a result of 
inquiring wholeheartedly, in order to offer the selection demarcation membrane which solves the 
above-mentioned technical problem and possesses the outstanding safety. That is, this 
inventions are as follows. 

** Set to the selection demarcation membrane which consists of a hydrophobic macromolecule 
and a hydrophilic macromolecule, and it is 40%. This hydrophilic macromolecule extracted in an 
ethanol water solution is 2 a processed liquid contact pleural membrane area of 1m of a 
selection demarcation membrane. Selection demarcation membrane characterized by being 
10mg or less of hits. 

** The selection demarcation membrane given [ above-mentioned ] in ** a given processed 
liquid is blood. 

** The above-mentioned ** used for the object for hemodialysis, the object for hemodialysis 
filtration, the object for hemofiltration, the object for plasma skimming, the object for plasma 
fractionation, or ascites concentration, or a selection demarcation membrane given in **. 
** The above-mentioned ** whose selection demarcation membrane is a hollow fiber thru/or a 
selection demarcation membrane given in **. 

** The above-mentioned ** whose hydrophobic macromolecule is polysulfone system resin 
thru/or a selection demarcation membrane given in **. 

** The above-mentioned ** whose hydrophilic giant molecule is a polyvinyl pyrrolidone thru/or 
a selection demarcation membrane given in **. 

[0008] The hydrophilic macromolecule extracted in an ethanol water solution 40% in this 
invention is 2 a processed liquid pleural membrane area of 1m of a selection demarcation 
membrane. It is based on the following reason that it is 10mg or less of hits. First, in the 
selection demarcation membrane which consists of a hydrophobic macromolecule and a 
hydrophilic macromolecule, since it was impossible to have made elution of this hydrophilic 
macromolecule there be nothing, the upper limit of safety needed to be decided. Although it 
changed with people, when the anaphylactic reaction when we inject a polyvinyl pyrrolidone 
intravenously using a beagle was investigated, as for the allergic response to the eluted 
polyvinyl pyrrolidone, it turned out that intravenous injection of a 5mg [ per weight of 1kg ] 
polyvinyl pyrrolidone does not cause an anaphylactic reaction, the upper limit of the film surface 
product of the dialyzer which considers people's solid-state difference, and makes an upper 
limit 1/10 of the insurance doses of a beagle, and is usually used for hemodialysis — about 2 — 
m2 it is — if the minimum of the weight of things and a dialysis patient is set to 40kg — 20mg 
per 1 dialysis — the administration upper limit of a polyvinyl pyrrolidone — it is — 1m2 per — 
it is thought that safety is securable by being referred to as 10mg or less. 
[0009] When we actually measured the elution volume of the polyvinyl pyrrolidone by extract 
trial with 40% ethanol water solution of the polysulfone system permeable membrane containing 
the polyvinyl pyrrolidone by which current marketing is carried out, it is 2 1m. It turned out that 
there is elution of a 10mg - hundreds of mg hit number. Therefore, in order to secure the safety 
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of the polysulfone system film containing a polyvinyl pyrrolidone, it is 2 1m by these facts. It can 
attain by holding down to the elution volume of 10mg or less of hits, 

[0010] Moreover, the reason we chose the extract by the ethanol water solution 40% is based 
on below. That is, when using a selection demarcation membrane for the purpose of blood 
purification, a processed liquid is not water but blood, or plasma. Since blood or plasma contains 
the organic component of an electrolyte, plasma protein, a corpuscle, and others in water, the 
solvent power over various solutes is said to be quite high compared with water or hot water. It 
is said that the extract by 40% ethanol water solution is used for measurement of the sampling 
volume of the additive (phthalic ester) of a vinyl chloride used for blood circuits, and has the 
extract force more near blood compared with water or hot water. I thought that the elution 
volume of the polyvinyl pyrrolidone at the time of blood contact of the selection demarcation 
membrane containing a polyvinyl pyrrolidone could be measured by using an ethanol water 
solution this 40%. 

[001 1] When we actually measured the polyvinylpyrrolidone elution volume of current and the 
selection demarcation membrane containing a polyvinyl pyrrolidone marketed with 70-degree-C 
pure water in the ethanol water solution 40% as other conditions being the same, it turned out 
that the sampling volume by 40% ethanol water solution will be 5 to 20 times the sampling 
volume of 70-degree-C pure water. 

[0012] This hydrophilic macromolecule extracted in an ethanol water solution 40% by the above 
research is 2 a processed liquid pleural membrane area of 1m of this selection demarcation 
membrane. A header and this invention were reached [ that the selection demarcation 
membrane whose safety improved remarkably is obtained, and ] by making it 10mg or less of 
hits. 

[0013] In this invention, a processed liquid means the liquid which serves as a candidate for 
separation by the selection demarcation membrane, and a processed liquid contact side says 
the near front face where a membranous processed liquid contacts. That is, in hemodialysis, 
hemofiltration, hemodialysis filtration, and plasma skimming, a processed liquid is blood, a 
processed liquid is plasma in plasma fractionation, and a processed liquid contact side means 
the membranous blood (in the case of plasma fractionation, it is plasma) contact surface in this 
case. When the selection demarcation membrane of a hollow filament configuration is used for a 
blood purification application, a processed liquid contact side is usually the hollow filament 
inside. In hemodialysis or hemodialysis filtration, although blood is poured in membranous one 
side and dialysing fluid is poured to the opposite side, in this invention, a processed liquid is 
blood or a constituent of blood, and, in such a case, is not dialysing fluid by stopping the elution 
of a hydrophilic macromolecule from the film to a processed liquid, so that clearly from the 
purpose which improves safety. 

[0014] Moreover, although this invention can be used by a hydrophilic macromolecule besides 
blood purification being eluted suitable for concentration, purification, etc. of the application 
which un-arranging produces, for example, food and a drink, and a physiological active 
substance and food, a drink, a physiological active substance content liquid, etc. can be 
mentioned as a processed liquid This invention is the most effective, when applying this 
invention to the blood purification application which returns a processed liquid to the body again 
and the component of blood or blood is used as a processed liquid, since safety improves. It is 
desirable to apply to the blood purification application which returns the blood after processing 
to the body as mentioned above, the hemodialysis film, a hemodialysis filtration membrane, the 
hemofiltration film, a plasma demarcation membrane, the plasma fractionation film, the ascites 
concentration film, etc. specifically mention, and the selection demarcation membrane of this 
invention is ****. As a gestalt which the selection demarcation membrane of this invention can 
take, although a flat film, the tubular film, a hollow fiber, etc. are mentioned, the hollow fiber 
which can take the large film surface product per unit volume is desirable. 

[0015] Although the hydrophobic giant molecule in this invention has cellulose system materials, 
such as synthetic macromolecules, such as polyester, a polycarbonate, polyurethane, a 
polyamide, polysulfone, polyether sulphone, and polymethylmethacrylate, and cellulose 
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triacetate, nitrocellulose, and is not limited especially, polysulfone system materials, such as 
polysulfone and polyether sulphone, are desirable [ a giant molecule ], since it excels in 
biocompatibility and the high removal engine performance of the uremia matter is obtained, 
when it is used for blood purification. Moreover, these may be used independently, or may mix 
and use two or more sorts. 

[0016] Although the hydrophilic giant molecules in this invention are materials, such as a 
polyethylene glycol, polyvinyl alcohol, a polyvinyl pyrrolidone, a carboxymethyl cellulose, starch 
and its derivative, and cellulose acetate, a polyvinyl pyrrolidone is desirable from having 
compatibility with polysulfone system resin. 

[0017] As an operation gestalt of this invention, the molecular weight of a hydrophilic 
macromolecule is the most important. In the film which consists of polysulfone system resin and 
a polyvinyl pyrrolidone, it is thought that a polyvinyl pyrrolidone is enclosed by polysulfone 
system resin and exists. Therefore, it is hard coming to fall out by enlarging molecular weight of 
a hydrophilic macromolecule out of the film. As for the polyvinyl pyrrolidone, different grade of 
molecular weight is marketed, and number average molecular weight cannot consider easily that 
are about about 360,000 and the polyvinyl pyrrolidone of molecular weight of this amount falls 
out out of the film for the grade (K-90) with the largest molecular weight. However, it has 
commercial polyvinylpyrrolidone molecular weight distribution, and the about 10,000 to 100,000 
molecular weight number molecule is contained so much. In our examination result, when the 
eluted polyvinyl pyrrolidone was measured with gel permeation chromatography by extract 
experiment with 40% ethanol water solution of the polysulfone system resin film produced using 
K-90, the molecular weight is two to about 50,000, and most of the polyvinyl pyrrolidone of 
100,000 or more molecular weight was not detected. That is, although approaches, such as 
chromatography and the reprecipitating method, are not asked, it becomes possible by using it, 
in case a measure is taken to commercial Polyvinylpyrrolidone K90, a low-molecular-weight 
object is removed positively and hollow fiber film production of this is carried out to hold down 
the elution of the polyvinyl pyrrolidone by ethanol water-solution extract to 1 0mg or less per 
two a processed liquid contact pleural membrane area of 1m 40%. The low-molecular-weight 
object removed is usually less than 100,000 preferably less than 50,000 molecular weight. 
[0018] An example shows the detail of this invention below. 

[0019] The following procedures performed the ethanol extract trial 40%. After pouring the pure 
water of 400ml_(s) inside [ hollow filament ] the hollow fiber module (processed liquid side) and 
doing the Flushing activity on it, the 40vol(s) % ethanol water solution permuted the hollow 
filament inside for the pure water in a module. The inside of the module case of a hollow 
filament outside was also filled with 40vol(s) % ethanol, and was closed. Next, after circulating 
flow rate 150 mL/min, 40 degrees C, and the 1-hour hollow filament inside for the 40vol(s) % 
ethanol water solution of 200mL(s), the polyvinylpyrrolidone concentration in the 40vol(s) % 
ethanol water solution through which it circulated was measured. They are 200mL(s) in the 
modular hollow filament inside volume and the volume for a header of a module inlet-port outlet, 
i.e., priming volume. The extracted polyvinylpyrrolidone weight is found from the applied 
polyvinylpyrrolidone concentration in the whole extract product and an extract, and the 
polyvinylpyrrolidone sampling volume per two is further calculated a processed liquid contact 
pleural membrane area of 1m from the film surface product (hollow filament bore criteria) of a 
hollow fiber module. 

[0020] The approach of KMueller (1968) was used for the density measurement of a polyvinyl 
pyrrolidone. That is, a citric acid and iodine liquid were added to the specimen, the absorbance 
was measured, and it asked for concentration by the calibration curve searched for from 
Polyvinylpyrrolidone K90. In the case of density measurement, in order to lose inhibition of 
coloring by ethanol, it is necessary to dilute here more than twice. When it was specifically two 
fold serial dilution, after often mixing 1.25mL(s), water 1.25mL, 0.2M citric-acid water-solution 
1.25mL, and 0.006N iodine water-solution 0.5mL and putting a specimen (a preparation or 
extract) for 10 minutes, the absorbance in 470nm was measured and the concentration of a 
polyvinyl pyrrolidone was measured. 
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[0021] 
[Example] 

[0022] Example 1 polyvinyl-pyrrolidone (K-90, BASF A.G. make) 0.025g/mL A bath ratio [ as 
opposed to the water of a water solution for a water solution ] is 2.5-3.0. It is the polyvinyl 
pyrrolidone which trickled into the acetone which is the poor solvent which is twice, and 
removed the low-molecular-weight object positively by the reprecipitating method 90% of yield 
It obtained. This is hereafter called a purification polyvinyl pyrrolidone. The profile of the 
polyvinyl pyrrolidone before purification and the gel permeation chromatography of the 
fractionation eliminated at the time of purification is shown in drawing 1 and drawing 2 . It turns 
out that only low-molecular fractionation (direction where transparency time amount is long) is 
alternatively eliminated at the time of purification so that more clearly than drawing. The 
dimethylacetamide 74 weight section and the water 5 weight section for the polyether sulphone 
(4800P, Sumitomo Chemical Co., Ltd. make) 16 weight section and the purification polyvinyl- 
pyrrolidone 5 weight section as the mixed dissolution and a spinning undiluted solution which 
carried out degassing The dimethylacetamide water solution was used as core liquid 50%, this 
was drawn into 75 degrees C and the coagulation bath of water through discharge and the 50cm 
free-running section from the double pipe orifice, the hollow fiber was formed, it wound after 
rinsing, and 20hr desiccation was carried out at 60 degrees C. The module of 2 was obtained 
1.5m of hollow filament bore criteria film surface products using this hollow fiber. As a result of 
this module's performing an ethanol extract trial 40%, the elution of a polyvinyl pyrrolidone is 2 a 
hollow filament intima area of 1m. It was 1.0mg of hits. 

[0023] The example 2 polysulfone (P-1700, product made from AMOCO) 20 weight section, the 
purification polyvinyl-pyrrolidone 6 weight section, and the dimethylacetamide 74 weight section 
were used as the mixed dissolution and a spinning undiluted solution which carried out 
degassing, the dimethylacetamide water solution was used as core liquid 45%, this was drawn 
into 50 degrees C and the coagulation bath of water through discharge and the 70cm free- 
running section from the double pipe orifice, the hollow fiber was formed, it wound after rinsing, 
and 20hr desiccation was carried out at 60 degrees C. The module of 2 was obtained 1.5m of 
hollow filament bore criteria film surface products using this hollow filament. As a result of this 
module's performing an ethanol extract trial 40%, the elution of a polyvinyl pyrrolidone is 2 a 
hollow filament intima area of 1m. It was 1.3mg of hits. 

[0024] Except having used K-90 (BASF A.G. make) which is not refined as an example polyvinyl 
pyrrolidone of a comparison, like the example 2, spinning of the hollow fiber was carried out and 
the module of 2 was obtained 1.5m of hollow filament bore criteria film surface products using 
the obtained hollow filament. As a result of this module's performing an ethanol extract trial 40%, 
the elution of a polyvinyl pyrrolidone is 2 a hollow filament intima area of 1m. It was 15.2mg of 
hits. 
;0025] 
Table 1] 





-mmm 1 


nmm 2 






1 . 0 


1 . 3 


1 5. 2 



[0026] 

[Effect of the Invention] By this invention, although the hydrophilic macromolecule was 
contained, the elution of this hydrophilic macromolecule was able to offer few selection 
demarcation membranes. 
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* NOTICES * 

JPO and NCIPI are not responsible for any 
damages caused by the use of this translation. 

LThis document has been translated by computer. So the translation may not reflect the 
original precisely. 

2.**** shows the word which can not be translated. 
3.1n the drawings, any words are not translated. 



DESCRIPTION OF DRAWINGS 
[Brief Description of the Drawings] 

[ Draw ingjj The profile of the gel permeation chromatography of a polyvinyl pyrrolidone (K-90) 
is shown. 

[Drawing^] The profile of the gel permeation chromatography of the fractionation eliminated at 
the time of polyvinylpyrrolidone purification is shown. 

[ Drawi ng 3] The profile of the gel permeation chromatography of a polyvinyl pyrrolidone by 
which elution was detected by ethanol extract 40% is shown. 
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DRAWINGS 



[ Drawin g 1] 




TT^ So ' 35 40 



[ Drawi ng 2] 
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'J X;l/* 4>^^H*^MS^ 5 v^i&iti»*ft 
HSrSfc-f CtCctO, 4? y £ x/P tfpy K U 

sa^is^nrv^c 10-24399 
n;i/tf p y K>©jSffi*jpAs^rffi3yiB^*nTv , '*« ( 

LfrL&tf& % Cfte>©¥&fi, 7j<&&VMi|fck'\CDi§ 
20 di«#i&JtettLTtta&£#fcSt,©©, m*rf£J:5 
JtofSa&Sv^ijflU!ll'\(OStija©i&Hli:a:S4 0%x 

m. ^ytrx;nfpy Kv©}§m«^ai®jL7ci:v>t>n 

«*©«fe6l<* y (0»J*t^ 4>0J&, 0-439 , ^430B 
*2*rS*^BH, pp620 , 1998 ) , 4?yen;l/kT 
P'J F>«^-r5aK^«lloe^6fc:»-rsKH» 

[0006] 

30 imwt>m®;L£5 tirzmmi ±is^n^ 

[0 0 0 7] 

*%iti, WT©t>©TS6*o 

40 *3V^T, 40% X$r/-;l^»jft-pffltti2ttS&87jcteW 
^?^31^^©S5aaffigM<i^ffi»lm 2 ftfeOlO 

® M©s?K^jfli^T^s±Ea)iB«©^^im 

® SlR^SUl*^^JlT^5±|2a)75M®ISig©S 

® «zkttJlf^3V*U X7b*^8fJ5gT&£±§B®75 
50 S@IB«©S^»Sl^c 



(3) 

3 

© «*tt*#?tf#y lfn;l/tfp y Fvefc«±ffi® 
[0 0 0 8] *SW!K:33V>T, 4 0%x^/-;l/ 7 J<jg?S 

•cam * n* ftzktt*^**, WRftmmvwuffim 

c i: tt* nJffi-C $ * © T?g£te©±|g * i&gtffc 

SJfr&UKfc 1 K g MSfc 0 5 m g © 
* U Kxrt, en y H >©ita * Tfti 7 * 7 w 5 * 

- ?;!/*©££&#*© l/io *±ib £ u * 
Jfli?Sa*ffcffl^6ftS3«TSg©SI®«©±IB^#?i 2 m 2 
T&ZH a*rJ£#©f*fi©"FK* 40kgit§ 
t, \Wffi)MitcK> 2 Omgtf*U tfx/l/kfny F>©& 
4±lffe(3, lm' 1 OmgJMTfc-rSCk-e 

t^ftWSt'ffStf^&tlS. 20 

[0 0 0 9] UBS, mZim&fcmZtlT^Z>i£V\?:- 
)\>\> n y K yi£^Mt% # y >3ftgtfrflB© 4 o % 
x^y-;WJc}SS'PoaaiK»fc:«fc*ji?y e x;H£n y 
F>©»H*&ai£L;tefcC3, lm 2 ftftOSH-mg 

y fcTx/Ufny F>*^W*«5tfyxrt/*>?Rffli©££ 
ttfcttffiif Sfcftfctt, Cfte©*l|{Cct0 1 m 2 ^7c 
0 1 0mgWT©$ffiSfcffl*SCfc-??jij£-Z?#S o 
[0 0 10] S^*<4 0%x^ry-;l7kJg?SfC«t 

lfil^5lHiJfil^3&5o iliiJfcfcSWijfiLSt 

it^fr&Oi&^t^toftTl^So 4 0%X^/— ;l/ 7 J<?g 
S£J:5Jftfflti. ifiiMlllSSfcffll,^nS^{l:ex;l/©^ 

zk^JBuklcJt^ <fc D j&® fciavtttftfr^&o i: t vbft 

ti^So c©4 0 % x ^ y -jiimmzmi ^utti 
oT^y ex/i/trn y K>*^-r«a»«i}-wii©jfli» 40 
SDdffiF©#y trx;i/trn y F>©jgffifi*ao^T'fr* t 

[001 1] mm, m*im&, mi6SftT^§ % #y 
toi/trny F>^##-r*M^n^©^y trx/n? 
p y Fy?§m»^ffi©^mi|Bi-i: LT> 7 0 rftakfc 

4 0 %x^/-;l/ 7 J<^1?J±® Lfci: C 4 0 %x£ 
7-/l/7jq&?&tc J:£l4te»i7 0 ICH*©^*© 5 ~ 
2 Ofgfc&SC^tffrfrofCo 
[0 0 12] W±©BBl»cJ:?), 4 0%x£/-/i/ 7 Jqg 



^2000-3006 63 
4 

S?SWH®«lni 2 ^tcD 1 OmgWTJC-rSCtfCfc 
0 v S L < (r]± L fc jffiR#»«a^ 6 ft * c 

[0 0 13] ^SKBteteVT, SM&Sffitii, Sft&Jt 

mmmmtimn, *pm.&pm-e&Zo jfc^swvifiiM 

[o o 1 4] gjfc, jflaijM:©fliu s&kttia 

±afgtt»H©atti^««^fc»3itefijfflT 

^IMfis ±^©ck 5 tc©3f£©ifii?£;£AtetcM-rifii?&& 
M> ifii^S*fjij§Bi. JfiijiMjiM^ jfeaKJ-Kit, jfliiR^ 

Ptf6ftS*V ¥{4ga^fcD©^ffiiS^At< tftS 

[0015] ^micwfzwmmftTt&xvzix 

#y*— ^y^b^>, *iJ75K, 

#yx/i/*:A ^"ji-f;i/x;i/*x ^y^^/M^ 

^ y FftH©-&j«^^Jf>-fe;i/n-^ h y 7tf- 

0, #fcffi££ft«t>©T?H:fcv\a«, ^WM^ >^ 
y x— t-;1/^;I/*^©*i? x;l/*>-^^{i % ifc^ 
ftlcffli/^cRI. 4i*3S-^tttcMfts K«ffi9Wl©SSv^ 

*tt&&#f§&fts©T*#su\, *fc, cft5i4^an» 

[0 0 16] *awtetett*ft*i4Sf^i:ii*yxf- 
U^^'Jn-/K sj«y ex;V7;l/3-;K ^yex;l/t! 
nyFX ^;l/^*>'^ i 3 L 7l/-fe;l/n— x s x>7>'^j; 

©{4*>J Vf x;Hf n y F 

[0 0 17] *fgB^©*5S7BSIi:LT(4, «*tt»^ 



5 

ex/Ufny F>*»545Itfev^, stfU £x;h;d 

tf x,l/tTn y K^tt^JBoa&S^U- KtfifiJRSn 
T*3D, «t^?a^±#V^b-K (K-90) « % 3S¥ 

^$mp*# *a 3 6 ^sfi-p* o » c <Dmm<Dft?m<o# 

TflW nfc # U x;l/* >&tfBgJ!© 4 o % x # / 
7lcSttTOttttllll(cJ:0« i§tHLT< *#U tfx;Hf 

TlftfeLfcfcj:*, *©«^«tt2~5}5g3tt*3&9, 

1075W±O^acD#U £x;l/tfpy F>tiSfc/uiftft 

K-90fc$att&8SU <g#^»**«««f;:fi§f£U en 
**£Mt^rSIBfcffiffl1-3Ci:ii:<}:t 3 T\ 4 0% 

Hi** tt&JIffi&ttflll&SSI 1 m 2 &fc t) lOmgJ-XTtcSPK. 

[0 0 18] «THSSWCcfct)*^copffl^-ro 
[00 19] 4 0%x^/-;l/JSmSSS|{iWTCDJ:3=S: 

t4 00mL ©«**»[ LT77'r>y 7ttM 
^n-ofem., *riS3.-;lft<DM7k*4 Ovol %x£/- 

-;l/^-Xrtfe4 Ovol %x*y-/l/-CSjfcLTi*lkL 
fco ^K2 0 0mL<D4 0vol %x*y— ;l/ 7 J<}g?fr&, 
ftES 150mL/min, 4 0 X, 1 QM4>SjKl^M% 
tfSI*ti:fe», MJSLfc4 0vol %x£/-;i/ 7 J<?g?84J 
©tfytfx/Ufny F>«**«teLfc. *5>*-;]/© 
WSBI i: * ^ a — ;l/ A □ til n<D^ v gp#© 
tm, •T1lt>%77'(S.y9#Va-Jx£.2 OOmL £ 

>ms^p>, aai*tife#u ex;nfny f>m*3£ 
mm) frz. temmmtewmmm 1 m htc o ©#y tr 
[0020] #y ex;nf n'j H^oaawsfctiK.Mu 

eller (1 9 6 8) ©7r j££ffl^7c 0 t&fr-S, tJM*fc 

;Hfn y K>K-903^5*«>fe«ailit«:«k D«S«*J6 
fco Cd-paiSaSoBS, x^/-;P(cJ:5^lfe©Pfl* 
2 te#±te#*R , rs&gtf*So HfcWfc 

$)£l. 2 5mL, *1. 25mL, 0. 2M^I> 



(4) ftffl 2 0 0 0 - 3 0 0 6 6 3 

6 

ItekJSai. 2 5mU 0. 0 0 6N3«>*7jc}g«0. 

5mL*J:<iB£U 1 0^ILft», 4 70nrnf 
©R*fcfi*»!lSU *UkTx;l/trny F>©i8fi£8!|£ 

Lfco 

[0 0 2 1] 

[0022] mmmi 

*Utol/b!ny H> (K-9 0, BASFttS) 0.025g/m 
L ©*«»** *»ffi©zkK*t-r3i8Jt*<2.5 -3.0 ft 
10 ©lt»«Tfc*7*F>'sp'\«rFU SttiSStcj;^^ 
SWfcffi#?»**l*S LfctfU tfx/Ufny KV*iR 
^90% tffto lM«T> »«sJ«yifx;Hfny K> 
«aSiu©#y ifx/l/ifay F>£, HS^ic 

#eb& l rcftm<D?)i<j ^— ~ x— 3 > ^ a v h y v w 

(4 8 o o p. -fi^b^a«) l 6fiag|5i: 
WH#y tfx/Ufny K>5aagp^^^;l/7-bh7 

20 ~ f 7 4 Mas, 7k 5 mm^M^mm, mm u^ts* 

SiSfc LT> 5 0%v^7-/l/7-tr F*»«*«» 
i:LT^fflL, cti*zias*y7-fX«kt)RtajU 5 

0 cm®aiia%gT, 7 5°C\ TkOSifflJS^KSIStf 

7j<^* %tK>, 60tt20hrS 
j»Lfeo C©4'^Jl^^fflLTit'^F , 3@S¥llffi» 

1 . 5m 2 ©^r^oL— ;l/^f#7c 0 C©tS?a— ;l/T?4 0 % 

x * y -7i/ttmKI^7 o fc*SS, y £x;u d y k 
^©^mti^^rt^ffi^lm 2 ftfcDi. Omg-e&o 

30 [0 0 2 3] H^0IJ2 

^'J^y (P-1 7 00, AMOCOtg) 201 
mU, HK#y tfx;l/t!py F>6«gg|5, *J**)),7 
•fe h 7 5 K 7 4 SSffi«S^»^ »fia Lfc«F*Ig« fc 
LT, 4 5 %^^;l/7-t h 7 5 F*»«*S»fc LT 
iifflL, Cti*-*B*U7^XJ:»)ttWL, 7 0cm 

©^a5*»T» 5 or, ^©jaHStfk:**^** 

*^L, TKjJtmSfrtt), 6 01CT?2 0h r*a*L 

iii 2 ©^:^^.— ;l/%#fco C©*^— 71/T-4 o%x^y 
40 -;Vttffi6»*ffofeliS« % #U tTx;Hfny K>©» 
mJi^^^B^lm 2 fcftDl. 3mgT$ofcc 
[0 0 2 4] ib^fJ 

#UVf-;VlfnU FViLT»«lt^!S:V>K-9 0 

mW&l. 5m 2 © ; e^jL-;l/^#fc 0 dC^E-^i— 
4 0%x^y-;l/«iaKtt*ff ofc«*. *uex;n? 
ny K>©»liJ«it'ffi*rtit®Bll« *fe9 1 5. 2m 
g T'&ofCo 
50 [0 0 2 5] 



(5) 

7 

mil 





mmm 1 


nmm 2 


*«« 




1 . 0 


1 . 3 


1 5. 2 



[0 0 2 6] *-fo 

cfc 9 , 5 [H 2 ] # >J tfx;i, tfny F MMPftcftJ* L fc#E© 

immom^mmi [03] 4 o%x*y-;i/aaK:j:D8tij^*aj*nfc 

[0 1 1 #U tTx;l/tfDU K> (K-9 0) oy;W<- 10 #l> Vfxrt/fcfnD F>©y;W<-5x- s/g k 
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[0 1] 



[02] 



(6) 



ftlffl 2000-300663 



[03] 




(51)Int.Cl. 7 FI f-73-K(##) 

B 0 1 D 71/68 B 0 1 D 71/68 

F 4C077 AA05 AA09 AA20 BB01 BB02 

KK30 LL05 LL12 NN03 NN04 
PP15 PP18 PP27 
4D006 GA13 HA02 HA01 MB20 MC10 
MC16 MC18 MC19 MC32 MC33 
MC37 MC40X MC48 MC49 
MC53 MC54 MC62X HC63X 
MC88 NA04 NA64 PB09 PB42 
PC47 



